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pipette, ammonia is passed through these receivers, where it is retained by the sulphuric acid In order to drive over the last portions of ammonia, at the end of the operation a current of air is passed through the apparatus. The sulphuric acid is diluted to 1000 c.c., and the ammonia and pyridine determined in this liquid. For this purpose so much of the acid liquid is measured off that it contains about 1-7 to 2 g. NH3, diluted with water and titrated with normal ammonia and methyl orange, until the colour has just passed into pure yellow. The liquid, whose volume is now about 250 c.c., is distilled in a flask with cooler during half an hour, the lower end of the cooler dipping into 30 c.c. of water. All the pyridine and acetonitrile, together with some ammonia, is now in the distillate (A). To this a few drops of phenolphthalein are added, and it is titrated with normal hydrochloric acid, which indicates the ammonia quite sharply, as pyridine is quite neutral to phenolphthalein. When the liquid in the distilling flask has completely cooled down caustic liquor is added, and the ammonia, now set free, is distilled into normal acid, which is then retitrated. The acid now consumed, together with that consumed in the first distillation, indicates the quantity of ammonia; i c.c. normal hydrochloric acid = 0-01703 g. NH3.
In the first distillate (A) the ammonia is exactly neutralised, a few drops of a I per cent, solution of patent blue, brand V.N., is added, and it is titrated with N/2 hydrochloric acid until the colour changes from pure blue into greenish-blue. This test is recommended by Milbauer and Stanek (Z. anal. CAem.y 1904, p. 215), who employ the following mode for the estimation of pyridine. The solution obtained by evaporating the liquid ammonia into sulphuric acid is evaporated nearly to dryness, put into a separating funnel, a sufficient quantity of freshly prepared solution of sodium bicarbonate and the same volume of ether added, and the whole shaken for ten to fifteen minutes in a mechanical agitator. The ether is poured off, fresh ether added, and the shaking continued for the same time. The united solutions of pyridine bases thus obtained are filtered through a filter moistened with ether, a few drops of patent blue solution added and thoroughly shaken up with an excess of decinormal sulphuric acid. Sodium chloride is added, and the liquid retitrated with decinormal caustic soda solution up to the